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VAR, W R T v ZEHRESh BoREAH L T
B, IhooBMISGENT A REEENMEE 25T
Wb, EHENT Y ZIE, REEYMD L VIEREETH
575, HEEDHPL TV B 720, FAoERSEbILS
RAAEMENTEY, S, Al ¥ FE /1 FRIL
BEWAEMEN TV REBIDHE M. [1]1[2]
[3]

SR 23 4ERE, ARBICBWTY, @EFI Y IZES
TR ERHEI DD TIHAE L2, ZOHBI % 2T, Pl
244EFEX Y, REBEMAOERE YTy 7 2R E L
H LFMAZRG L7 PR 24 4R 3 B & 3t
PHAL, TOBGHH 2 Mty ¥y —DEiELIz& 25,
28 H 5 MAM-2201, 13555 XLR-11 25 s h
7o, TOMEEHET 5.

5 &

1 = #

RN ONESTE ¥/ 385 (D BLACK POWER,
@ JIN, @infinity) T, ZRENT IV Iy F4EI12H
BT A-TBY, ZONEWERIL, $NTH3
g ThHot.

2 B %
(1) s

MAM-2201 J2 0¥ XLR-11 iZ Cayman Chemical #% fii
HL7-.

(2) ZOfbHAERVEM

A F ) — v O ZE k13 SIGMA-ALDRICH Inc. $
HPLC %, 7t b= bV VIE BFA L (Kk) #
HPLC & HWw7-. ZofiaAdE, Sz L.
HE oML, T AXMEBHER (T 1 v ==y
Yx¥—20mL (Bk) 7T A ME) ZHwi.

3 & B

GC-MS 1Z 6890 GC/5975 MSD (Agilent Technologies
#) HPLC I Agilent 1100 (Agilent Technologies #),
LC-MS 1% Agilent 1100/MSD (Agilent Technologies ),
LC-MS/MS i API 3000 (AB SCIEX #) 7% i\ 7z,

4 BERRORER

FEEHEGH 2 mg EREICEOINY, ThEh iy
J—=VTHMELTI mL & L7 W, ZoKEHRz
AF ) —=VTHRMLT, EFA+ ML (E1) AT b
WVIE BRI (50 wg/mL), 7a¥ 7 b4+ v R
N7 MVIIERERE (10 xg/mL) K ORI
Heya (1050 pg/mL) ZFELL 7-.

5 HFEBERORER
BWEIZRM L8R 2 74 v =<y Yy —ICA
N, PLAMBLL ZoBBREH 20 mg 2 K%
RV, A%/ —)2 mLZIEMIZMA, 155
FHMB AT o 72, & SIS % 0B (3000
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rpm, 10 min) L, EEAEZREERE L7

6 SIS

(1) LC-MS &t

#17 A%, Xtera MS C18 (2.1 x 150 mm, 35 um,
Waters #) % 7z, BEIHIL, 01 % FEEH (A W)
B0l %FWAY /) —N/T7EFF=FJL (1 :1)
W B 2Ty Yy Mok atiziro 7z
7Yy MEME AW B (50 :50) 205 3045
T (10:90) &L, EHIC55MHREELA. WREI1Z03
mL/min, #EARIE1 u L, 75 2REEIZ4CTE L.
AF v fbidzLv 7 b2 7L —A % vt (BS) OXRY
74 7 (pos.) E— K, A% x Y#iBIZmZz 100-600,
757X MNEEIZ30eV E LT

(2) 7BEY b F 2 AXY MIVBIESRS

TR A F VAR FVvofllER, BHS (4]
OFEEAG. 9, BEEEER OCWERARIZ DWW T
Q1 AFx ry&Atv, 7u kA (IM+H]) 14~
EHBEIND A v ERMRALZ. KIS, Eo4+ &S
UAh—H—AF e, BULIRLEEBEEZHCT, 7
uyy b+ AFy YRIEERFERM L.

(3) GC-MS &

GC-MS &f:i%, Wb hEEsZE L [5].

#Z A% HP- 5MS (30 m % 0.25 mm id, FBE 025
um, Agilent Technologies #) #H w7, Fx VU7
A A (He) WX, 1.0 mL/min & L7z, 3 ADHLEE
12 200C, HEARIE L uL, BAKEFZATY vy PL R
THEBLE. HI16F—TORESEME DPRE
280C&L, 14MARFLAZHE 5C /min T190C F
THIMm L%, 15 40MARFEL, €512, 10C /min T
310C £ THHR L7z, 10 70 MfREE L7z, MRINERIEE
230, A% v #iPAIE m/z 40-550 & L 7=.

(4) HPLC &%

719 &1, YMC-Pack Pro C18 (1.5 x 150 mm, 5
um, YMC #) #7201 % ¥Weini (A & 01
% ¥FHEFTELI=PIV BK) 2Ty
MCE DO EIT-7. 79V ME&MIE, AW B
i (50 :50) »53040T (5:95) &L, EHI2545H
BEF L7z R 10 ml/min, EAREIX20 ul, H5
AT 40T, MR iE 310 nm & L7z

#1 7uy s M & CWESN

HPLC Conditions

Device

Column

Flow rate :0.2 mL/min
Column Temp. :40°C

Inj. Volume ‘1 uL

Mobile phase

:Agilent 1100 (Agilent Technologies)
‘Phenomenex Mercury MS Luna® C18(2.0x10 mm, 3 pm)

:Sol.A*H20 containing 5 mmol/L. CH3COONH4

:Sol.B.:CH3OH/CH3CN(1:1) containing 5 mmol/L. CHsCOONH4
Gradient profile :A:B (80:20)—5 min—A:B (5:95) (Hold 3 min)

MS/MS Conditions

Device
Tonization mode :ESI (Positive)

:API 3000 (AB SCIEX)

Scan type ‘Product ion scan
Ion spray voltage : 5500 eV
CE voltage +20eV,+35eV, +50eV

Ion souce temp. :400°C

(The other conditions were values of each device.)

HRRUEZE

1 LC-MS FD#ER

WM ENALEW O FEZHEE T B 720,
LCMSICE B AF v vypfiadifiLizL 25, R0
FU@IZonTid, #FEEER (RT) 183 4 ffiLicE—
IHREDOEN, FNEFNOE =7 noELNTARS b
VEMELLZEZS, MHH]I A F v &g s b m/

20

z3MUDAF PR OONZ. o2 bkrs, BEOR
TOIZDWTE, G T®E37IBOIEWBETN TS L
RIS L7z

WHGIZDWTIE, RT19.0 5T ¥ — 27 25580 5
n, AXZ7 MVERERLZEZ A, [M+H] A4 4 v L
HINDEZm/z33004 F VY DBEDONI. DT EhD,
BEGIZOWTIE, TR 329 DILEWRETN TS
LRI SN,



&

TIC

18.333
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min
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X1

2 LC-MS/MS DR

LCMSICX D L7z, BHEORUTQIIEHEFRLTWY
5 EWRENDH TR IT3OILEWRTREICE TN
TWwo LR IN D518 329 DILEWIDONWT, &5
IR 2 e T 5 720, RLIWRLZEMHZHW
T, LCMS/MS 2k 3707 A+ v A¥ % v 5%
i L7z,
(1) HEORVQD#HER

HHEORVQOREHEREWE L THONIARS b
VEMRT S L, WIhoRARD Y Va vyt
¥— (CE) 20 eV OMET [M+H]" A+ THb m/z
74 E L BME N 72, CEOMEZ 35 eV IC L
5 E mz 169 KU m/z 232 25 Bl &S, 50 eV T
3 m/z 141 B m/z 144 DA F ¥ HFERTE 72 (M 2).

FIT, ThHEDAF /IZo0WT, YDA+ v ¥—
7 %R ¥ BEADE S AM-2201 (1 3) K OFJWH-122 (1M
4) ZRMIC, EARERLOCERERE ST —5
ZHEL, #HnOKUOIZE TN 50 o EkE %R

min

BIE ST S A E T Fe T e B i 2 o & —WFZe s, No. 21 (2013)

i 374.0
-1 RT:18.333
] 375.1
e a a aw
374.1
-1@ RT:18.335
N 375.2
100 200 300 400 miz
330.2
-®
1 RT:18.998 331.2
1b0 2b0 3b0 4b0 r‘n/z

HEAT O LC-MS 247 @ : BLACK POWER, @ : JIN, @ : infinity

Az, 9, BHEORTOVWTIH»S L, CES0 eV T
Bl Eh2d mz 14413, W3 RCEAH»L, G
FE A MLEWOEREKRTH LA ¥ F—IVED 3L
W b YEODCTMEEEIRTA A Y RIS, K
12, m/z 232 D4 F %, B3 I1TRT AM-2201 © 7 —
Fon, INFUXRYFIVA Y R=VIZT by EDON
ToREEICHR T B eSS . T2, mz 14113,
4ITRT JWH-I22 OF =05, 4- A FNVF 75 L 2,
m/z 16913 4- AFNVF 75 L IZh b v ERDWTRE
WICHRT A4 EHEME NS,
Doz lrs, BEORTQIZEETNLILEY
i3, 5 12 /& ¥, (1-(5fluoropentyl) -1H-indol-3-yl)
4-methyl-1-naphthalenyl) -methanone (MAM-2201,
A = 373) THHEWEL. B, MAM-2201 7
Ty s b G AT P OVIllE AR & RO S0
THlE L7z# 8, BaORTQOREHER 2 S S h
TG B ONTBA T DAY P VIE—F L7
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20eV 35eV 50eV
[M+H]* 374 169 141 69
@ : precuser ion 374% ; 232
232
169 232 374 44
20eV 35eV 50eV
[M+H]* 374 169 1418
@ _: precuserion 374 ; 232
: ‘ 144 232
169 232 141 L]

2 RHEEH BEORUV®) o7ayy b4+ v A~ MV @O : BLACK POWER, @ : JIN

20eV 35eV 50eV
[M+H]*360 55 1271 5
155 127 232 ,
163 232 116144163 ?60 698%10 134 332 m
m/z 232

3 BRIEW (AM-2201, 707 359) o7uy s b A+ AXY b

20eV 35eV 50eV
[M+H]* 356 169 141 1169
214

144
356 115 g 214

1?9)“214 357 1414 7“,2113 71130 | Jes|

206V 356V 506V
[M+H]* 374 169 141 |169

232

v |

m/z 232

5 HEMEEK (MAM-2201, 4 T®373) 7% 7 b+ ¥ AXRZ b
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(2) BROOKER

HWROOREEMZWE L TRONIZARY DV 2T
ReLHE, CE2 eVOMET [MtHI" 41+ > Th 5
m/z 330 ER L Bl S Nz, /2, CEDBREE 35 eV
W EFB e miz 125 U m/z 232 55k Bl s, CE
50 eV Tldm/z 97 h U m/z 144 DA F ¥ HfEE S h iz,
(X6)

INSDALF VIZonT, BEORU@EFEERC, 3H
oA F v ¥—27 2R/ T BA S AM-2201 (3) &
CUR144 (M7) ZRBRIC, REEE AR

T3, mz 144 DA F VIEERA v F Y 4 FLEw
DEEREEERTAL Y EWREIND. T2, m/z 232
DAL D, BEORO@E R, K3 IR AM-

2201 F—F M5, FNFUAXRYFNAL Y F—=NVIZH b
VIEDIONTREREICHRT B LN S Nz RIS, mz
97 i, TIWORT URI4 DT =05, T8I AFN
YorouRyFIV, m/z 12537 NI RAFVIsaXRYF
27 b YISOV I HIR T B LRI NS,
ZoZEhn, BEDIIEFENLMLEWIE, K8
12 7R ¥ (1-(5fluoropentyl) -1H-indol-3-yl) (2, 2, 3, 3-
tetramethylcyclopropyl) methanone (XLR-11, 471 &
329) THHEHEL B, XLRI1O7a sy 7 b
A+ AT IOV ARSI & RO S THlE L
TRER, Ba@oRBBHR A OMIBSNIRaLfEon
B/A T DARY P VIE, —H L7

20eV 35eV 50eV
330 25 125
. 144
® : precuser ion 330§ 232 | e 7 932
330 8 282
125 J 29731 o 2i2
L 11 Y

M6 HEAR BRQ) oFuy s v 4+ AXRZ MV @ infinity

20eV 35eV 50eV
. m 125/ 1144
[M+H]+312 12 83
14 il |97
180 214 264
ZF»]; 279 0 J
125 214 tad 29012 ]| | rea 222,

7 B (UR-144,

™ o = ERE

S 31l oFay s b F v ART MV

20eV 35eV 50eV
[M+H]*330 125 97125144
8
i 232 i T 232 282
330
83 ‘ 9t 222 '
230 297
125 _ 97 _— ﬁ’IP | ‘mn‘ | L \‘

iz

B8 HEE (XLR-11, 78329 oFusy s b+ Y AR M
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3 GC-MS DR

LC-MS 73#7 } UF LC-MS/MS 43#F T15 & 1L 7z % ik
WKEEND LRI NLEHITOVT, GCMSIZLD
R EAT o 7.

MAM-2201 J% O XLR-11 @ EI A X% b Uil &4 e i
WM OHEHERICOWT, GCMS Wiz A F v V5
MEEELzEZs, #EO, @K MAM-2201 2>
WTld, RTS5 MR — 2 2@ bh, 320K —
JOETARZ MVERKLAZEZA, KIITRTES
D, MEO/ERWESNL. o2 Ehs, BHROKRY
@Iz EENBILEWIZ, MAM2201 T 5 LR
n7.

FHAK O XLR1L 220V T, Wihd, RT 472
AR FEE =2, T, RTA7T5 50 MRS E—2
FREDON, RTA72 5HHEDEE -2 1200w, E
IARZ PVERELZZEZA, MI0IRTEBYE
BoOBEIHON, BEGOIZEENLLEWIE, XLR-
11 TH 5 LR s N7

VAADZ D

550000 55.458
500000 MAM-2201 TIC
450000
400000
350000
300000
250000
200000
150000

100000
50000 | [—
Il

gsf  10.00 15.00 20.00 25.00 30.00 35.00 40.00 4500 50.00 55.00

TINVEVR

9000000
8000000 @ TI C 55.6/10
7000000
6000000
5000000
4000000
3000000
2000000
1000000

T T T T T T T T T T
Bf 1000 1500 2000 2500 3000 3500 40.00 4500 50.00 55.00

TINVE AR
9000000
8000000 @ Tl C
7000000
6000000

55.6p0

5000000
4000000
3000000
2000000
1000000

T T U T T T T T T T
B 1000 1500 2000 2500 3000 3500 4000 4500 50.00 5500

B, RTATS MDY — 7120w, [E7 RS
SRR VWE byl 2 A, GC OIEAL
ML B0 CTH 5 L L7,

4 HPLC KL BEENHE

AR R O M BB R E S A T L, 155
N7zHPLC 7 u~< b 75 A KUV AXZ P VK11
IR L7z,

T3, Y — 7RIS & 2l e sk e R & 1
W L7z A, MAM-2201 % OF XLR-11 13, 1050 ug/
mL OFEEHP T r = 0999 Lo BIFARE#MEERL
7o. F7o, 2MGoERRE (LOQ) [¥7Fuxt/ 4
AL (S/N) = 1071F, MAM-2201 & O° XLR-11 %124 0.08
ug/mL THoiz.

T, BEO, ORVG®DHENERIZOVTHH L
70822, FHEEPOEGHRIIE2ITRTLEBY) THo
7-.

B, 3WmaHE BT R 2446 8 1 B,

TIRVEVR

3731

35000 MAM-2201

50000
45000
40000
35000 298,0
30000 232,0

25000
20000
15000

14319
1149
10000
I
¥

2000 41.ﬁ\ 73‘P L \N

RT:55.5

80,9

L oL

ol ﬁ?ﬂf&

L‘MM‘ Lo 33901 0 4150

m/z-> 0 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400

TINVEVR
800000
750000 (:)
700000
650000
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000
100000
50000

0 i L
miz—> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380

RT:55.6 i

TINIEY R
750000 3731
700000 .

o | @ RT:55.6
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000
100000
50000

S
m/z,,Q 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380

X9 fEieEi (MAM-2201) R OHENER (RFORU®) O EL AXRZ MV

O : BLACK POWER, @ : JIN
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TINVEVR

XLR-11 TIC

350000
47.174
300000
250000 47349
200000
150000
100000

50000

B L~

1000 1500 2000 2500 3000 3500 4000 4505000 5500

1.4e+07
47.225
1.2e+07 @ Tlc
Te+07
47.990
8000000
6000000
4000000
2000000
LR e e
1000 1500 20.00 2500 30.00 3500 40.00 4500 50.00 55.00

& 10
® : infinity

MAM-2201 K O° XLR-11 13 RBHI T D o 7223, [{4E 10 H,

NG 2R EREMICRE S N

¥ & O

P24 ARRE, GEB N T v 7 2RI L H Bk
IZBWT, MAM-2201 %0 XLR-11 %%eth S 7.

TINVEY X
90000
80000 X LR' 1 1

70000

60000

50000

40000

30000

20000

10000 Y41,
ﬁ o 820,

Femiir e it B ¢ o ¥ — Wi, No. 21 (2013)

RT :47.2

1439

1\6\|0 L 1669y 2068

2320

14.]
3 43191

270 0
|

sl N

XLR-11

20000
15000

10000

41,0

I u28

5000

RT :47.6

172.0
11?.0 ZOTO
J\ I ‘\‘ \“\ ’M el u’w‘u‘

80 100 120 140 160 180 200 220 240 260 28(300 320

2320

3191

Lo 250

‘\“ I

m/z-> 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320

TINVEVR
3200000
3000000
2800000
2600000
2400000
2200000
2000000
1800000
1600000
1400000
1200000
1000000

800000

600000

400000

200000

® RT:47.2

.0

141
P 4500830, \\6\\ b 2670 1980,

2320

3148191
\AL ‘\

2701
[

L L

0
miz—> 40 60

TINVEVR
1100000

1000000
900000
800000
700000
600000
500000
400000
300000
200000
100000

NN

® RT:476

1720

2050

o

80 100 120 140 160 180 200 220 240 260 280 300 320

2320

3141
3191

286,1

24“1‘ i M H“‘ ! ,

Mh& |
T rierled

0
m/z-> 40 60

Hwv RIFAYE, Ytery—
HALTWhdholzZl b,
DOMRIPHETH - 7.
Boni=7Tasy s b F Y ART PVIZD

BRI (XLR-11) R OBUEHRE (Rm®) @ EI A~X7 b

LaL,

80 100 120 140 160 180 200 220 240 260 280 300 320

X2 o & P
HEHE R & DRI X B K

BRI ZE T L C
W, o

A F ¥ =7 R EBEAG E RIKT 5 FikE HwT2
WA OREEEHE L, FOME, Bt oaa st HE
ICHET A2 EATE 7.
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may

mAlY
ZHER R 10ppm
MAM-2201 XLR-11
RT: 14500 RT:15.731

14512

@

: 14,507
@)

15.731
®
JER

mAY

MAM-2201
RT: 14.500

@ RT: 14512

1
© nm

® RT: 14.507

® RT:15.731

T onr

K11 FE#ERERORESBEO HPLC 7 a<x s 754k UV AXRZ bV
@ : BLACK POWER, @ :]JIN, ® : infinity

#2 FRGOERHR

B AL &) & w2
@.BLACK POWE | MAM-2201 : 55mg/g (1 %5t} 170mg)
@.]JIN MAM-2201 : 52mg/g (1 @¥H 160mg)
® . infinity XLR-11  :5lmg/g (1 82%H 160mg)

WEEOEY OMBIRDIE, PR 25E2H, F7FNV
AV NVEREFETLEES VT4 FRILEY
T72 A HYVAFRIREIS, FE4 A RT 6 A1 32 Bi5 a8
TR EREY L L CGEMSNESE, ZhE Tl
THEE AL, <5612, Aflzkhs -0 LR
END, TS HHIBREE AL L 225 oMb
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MAM-2201 K OF XLR-11 OHE3EHE & OB,
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